A rational preparation of the NLO-dye (E)-4-(N,N-Dihexylamino)-4′-nitrostilbene (DHANS), using adapted standard procedures, is described. The target compound has been for the first time fully characterized by elemental analysis and spectroscopic data.
Introduction
Like analogous stilbenes or azo dyes 1, 2 , the title compound is of interest in the preparation of non linear optical wave guiding polymer films 3, 4 or in studies of its influence on the thermodynamic properties of liquid crystalline 4'-pentylbiphenyl-4-carbonitrile 5 , but a procedure for its preparation does not seem to have ever appeared in the literature.
The combined extracts were washed with saturated sodium hydrogen-carbonate solution, dried (Na 2 SO 4 ) and concentrated. The residue (39.9 g) was distilled in vacuo to yield 28.2 g (57%) of a main fraction boiling at 163 °C/1.6 
(E)-4-(N,N-Dihexylamino)-4'-nitrostilbene (DHANS).
In a 500 mL flask 25.9 g (94.8 mmol of diethyl 4-nitrobenzylphosphonate and 27.4 g (94.8 mmol) of 4-(N,N-dihexyl-amino)benzaldehyde were dissolved in 120 ml of CaH 2 -dried 1,2-dimethoxyethane. Equimolar amounts of sodium hydride (2.3 -4 g depending on quality) were added in small portions to the stirred solution while the contents of the flask were kept at room temperature by external cooling. A deep red color developed immediately after the first addition of NaH. When all hydride had been added, the mixture was warmed up to 70 °C and allowed to cool off to room temperature again.
Water (200 mL) was added in small portions and the mixture extracted with 300 mL and thereafter 200 mL of chloroform. The combined extracts were washed with 300 mL of water, dried (Na 2 SO 4 ) and concentrated to give 38.2 g of a deep red solid which was crystallized twice from hexane to give 27.4 g (71%) deep orange-red leaflets, mp 87 -88 °C.
